ABSTRACT
INTRODUCTION
A considerable amount of work has been carried out on organotin(IV) complexes with S, Ν and Ο donor ligands 13 particularly, derived from salicylaldehyde and various amines, 4 · 5 from our laboratory. O-hydroxyacetophenone glycine complexes of organotin(IV) have already been reported, 6 exhibiting interesting coordination patterns. A very little attention has been paid to the Schiff base derived from salicylaldehyde and 2-amino-5-chlorobenzophenone which is an important metabolite precursor for the synthesis of drugs, known as 1,4-benzodiazepines 7 . In continuation of our studies on organotin(IV) derivatives, 8 we report here the synthesis and characterisation of some new complexes of organotin(IV) with 2-(N-salicylidene)-5-chlorobenzophenone.
RESULTS AND DISCUSSION
Triorganotin(IV) and diorganotin(lV) derivatives of 2-(N-salicylidene)-5-chlorobenzophenone have been synthesised by the reaction of corresponding triorganotin(IV) and diorganotin(IV) chlorides with the Iigand (prepared in situ by the reaction of sodium isopropoxide with the Iigand) in 1:1 and 1:2 molar ratios, respectively. Vol. 20, No. 8, 1997 Synthesis and Characterization of Some Organotin (IV) Derivatives of
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All these new complexes were prepared by refluxing the reactants in dry benzene for about 4-5 hours to ensure the completion of the reaction. The desired product could be isolated by evaporation of the solvent under reduced pressure, after filtering off the precipitated sodium chloride. All these derivatives are yellow crystalline solids, which were further purified by crystallization from benzene-pet.ether (40-60°c) mixture. All these compounds are more or less soluble in common organic solvents like CHCI 3 , CCI 4 , C 6 H 6 , DMF and DMSO etc. and appear to be highly susceptible even to the trace amount of moisture present in the atmosphere. Molar conductance values reveal the non-electrolytic nature of the complexes.
IR Spectral Data
The Infrared spectra of these organotin(IV) complexes have been recorded in the form of KBr pellets in the range 4000-400 cm 1 . Tentative assignments have been made on the basis of earlier publications 4 · 5 . The spectrum of the ligand shows bands in the regions 3260-3380, 1680 and 1620 cm 1 , which have been assigned to υ (O-H), υ (C=0), υ (C=N), respectively 9 . The disappearance of υ (O-H) in the complexes indicate deprotonation of phenolic O-H and consequent coordination of phenolic oxygen atom to tin metal, which is further substantiated by the appearance of bands in the region 570-440 cm-1, that may be due to Sn-C and Sn-O stretching vibrations 1012 . The band present at 1615 cm" 1 due to υ (C=N) in ligand is found to be shifted for about 20-25 cm 1 to lower wave number in the complexes suggesting coordination of the azomethine nitrogen to the central metal atom 13 . A band at 1680cm 1 in the ligand which could be assigned to keto carbonyl, does not show any discernible shift in the spectra of complexes suggesting the non-participation of the keto group in coordination.
NMR Spectral Data
The 1 H and 119 Sn NMR spectra of these complexes have been recorded in CDCI 3 and DMSO-d 6 using TMS as an internal standard and tetramethyltin as external standard, respectively, and the observed chemical shifts are listed in experimental section.
The PMR spectra of ligand is characterised by appearance of a signal at 512.40 ppm for phenolic -OH group, at 510.60 ppm for azomethine group and a multiplet at δ 6.84-7.86 ppm attributable to protons of phenyl moiety, The resonance at 512.4 ppm is absent in the spectra of the complexes suggesting deprotonation of phenolic -OH and its subsequent involvement in coordination. The coordination through azomethine nitrogen is supported by the high field shift of the free ligand signal at 510.6 ppm to 11.6 ppm in the complexes 14 . The resonance due to the phenyl moiety remains uneffected. The PMR spectra of complexes exhibit phenylene proton resonances in the forms of two complex patterns in the region 5 
EXPERIMENTAL
Due to the highly hygroscopic nature of the metal alkoxides stringent precautions were taken to exclude moisture throughout the experiments, using glasswares with interchangeable joints. All the reactions were carried out under strictly anhydrous conditions and analytical grade chemicals were used for all experiments. The Schiff base have been synthesised by the condensation of salicyldehyde with 2-amino-5-chlorobenzophenone in 1:1 molar ratio in benzene as reaction medium. The solution was refluxed for 3-4 h and then allowed to cool to room temperature. The products so obtained were recrystallised from pet. ether-benzene mixture.
Tin was determined as tin oxide gravimetrically and nitrogen was determined by Kjeldahl's method. Infrared spectra were recorded on a Perkin-Elmer model 377 spectrophotometer in the range 4000-400 cm 1 . The 1 H NMR spectra were recorded on a perkin-Elmer R-32 using tetramethylsilane as an internal reference and the 119 Sn NMR spectra were recorded on a Jeol FX-90 using tetramethyltin as an external standard.
